Key indicators: powder synchrotron study; T = 293 K; mean (C-C) = 0.004 Å; R factor = 0.060; wR factor = 0.080; data-to-parameter ratio = 6.2.
The title compound {systematic name: 9,10-didehydro-N- [1-(hydroxymethyl) , contains a large rigid ergolene group. This group consists of an indole plane connected to a sixmembered carbon ring adopting an envelope conformation and N-methyltetrahydropyridine where the methyl group is in an equatorial position. In the crystal, intermolecular N-HÁ Á ÁO, O-HÁ Á ÁN and O-HÁ Á ÁO hydrogen bonds form an extensive three-dimensional hydrogen-bonding network, which holds the cations and anions together.
Related literature
For background to ergometrine, see: Dudley & Moir (1935) ; Kharasch & Legault (1935) . Formethylergometrine, see Stoll & Hofmann (1943) . For crystal structure determinations of ergometrine, see : Č ejka et al. (1996); Hušá k et al. (1998) .
Experimental
Crystal data Table 1 Hydrogen-bond geometry (Å , ).
O2s-H202Á Á ÁO4s (Stoll & Hofmann, 1943) . It is nearly isostructural with natural ergot alkaloid ergometrine maleate (Čejka et al., 1996) . Previous attempts to solve this structure by molecular modeling using ergometrine maleate as the starting model were successful, but the result was not very precise (Čejka et al., 1996) . Hence the crystal structure was not published. In this paper we report crystal structure determination of the title compound (I) from synchrotron powder diffraction data.
The asymmetric unit of (I) contains a methylergometrinium cation and one molecule of maleate ( Fig. 1 ). All bond lengths and angles in (I) are comparable with reported structure of ergometrine maleate (Čejka et al., 1996) . The molecule of maleate is situated in the same position and the hydrogen bonding system is practically the same. Intermolecular N-H···O, O-H···N and O-H···O hydrogen bonds (Table 1) form an extensive three-dimensional hydrogen-bonding network which held cations and anions together.
Crystallization of methylergometrine maleate from various solvents (alcohols, acetic acid esters, acetone, dioxane, dimethyl sulphoxide) provided hair-like long needle crystals in all cases. One crystalline form with distinct powder patterns was found.
Refinement
The powder diffraction data measurement was done on BM01B beamline (Swiss-Norwegian Beamlines) at the ESRF, Grenoble. Before the measurement the diffractometer was calibrated by using LaB 6 standard sample and the value of wavelength was checked (0.6996 Å). The powder sample was placed in a 1 mm capillary. The measurement was done at room temperature. The capillary was rotating during the data collection. The diffractogram was measured from 0.515° to 29.49° 2θ with 0.0025° step scan and the sample was irradiated for 1 s per step. The data from all six detectors were finally binned.
The indexation confirmed unit-cell parameters and space group obtained from previous measurement (Čejka et al., 1996) :
, P2 1 2 1 2 1 . Molecule of ergometrine (Čejka et al., 1996) was used as a starting model for structure solution. This model was transferred to the z-matrix and the missing methyl group was added in the standard C-C distance (1.52 Å). This way changed z-matrix was loaded into the program FOX (Favre-Nicolin & Černý, 2002 ) and structure was solved by using parallel tempering algorithm. The structure solution result confirmed similarity with ergometrine maleate, see Fig.2 . Refinement of this result was carried out in GSAS (Larson & Von Dreele, 1994) . Hydrogen atoms were placed in their theoretical positions and structure was refined with bonds, angles and planar groups restraints (N1-C10,C9/C10/C12/C16, C17/C18/O19/N20, C6s/C5s/O1s/O2s, C7s/C8s/O3s/O4s andC5s/C6s/C7s/C8s). All atomic coordinates and U iso parameters of non-hydrogen atoms were refined. Hydrogen atoms were not refined, it was necessary to relocate H atoms into the correct positions after few cycles. Hydrogen atom H202 was manually placed between oxygen supplementary materials sup-2 atoms O2s and O4s. At the final stage of the refinement, only atomic coordinates of non-hydrogen atoms were refined to the final agreement factors R p = 0.0631 and R wp = 0.0831. The diffraction profiles and differences between the measured and calculated profiles are shown in Fig. 3 . Figures   Fig. 1 . The molecular structure of methylergometrine maleate showing the atomic numbering. Displacement spheres are drawn at the 30% probability level. 
